© a * a if up) ®fttfr&m&m 

®&m&lfr&m(^ ¥4-128275 

©IntCl. • fm&mtt TO4¥(1992)4fl28B 

C 07 D 277/56 91 64-4 C 

a oi n 43/76 r.*-c: 

43/78 A 8930-4H* 



@n m ¥2-249254 

SI ¥2(1990)9.8190 



@£ 








jii g 


i m 


»3SJilJMH»mi»K«*tp«riooo»jii 


Hi 




®m 




% 






n ? 




HI 




@n 






BB 




[ 




HI 




®ie 






m 




1 »•. 




HI 




®di 


m 


A 




S5 it & & 




jgiWfftfflE*,^ 2 T g 5 # 2 * 








m 


A 












** 




:«< 















91 M » 

1. S^^feffc 

2. 4»I*M*«)|Elfl 

a) TRs-team 

o 

T. R'li*^!!*, x-?->u h 

•j 7 ju* d / l-fr&im U RMi^jRfiF.?-, 
»1~3*>7/Hmu£, 7i-;uS, ££»1~30 

7****; R3ff»2~6<0 7;Hr-n'&, £3KJSl 



(5t<K R« 1***15^ ^^ttl~50 7>u^/w 

^?(5ai~3<0 7^4f ;ux;P7 -f - 
J!K3Kai~3<07A'*rt<xA< + ^/u£, - h 

(2)lfi*S(l)Kt£<0N-^>->'^7 5 KSi« 

3.«9J«IMH*II19I 

*£9Hi, K«tiJ:(;;iit* 
[ft* Otifli J: tf£9! L J: o 1 t 4 s*M ] 

sterna tvnr-mo&zoftmi- 1 

Ji-SIWKSJA'fflHlt fr^T^i. mux, 
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n. 0axlfiStt^^2332733^&SiUlifl||iiii&«f« 

Jeffjt Lt»f r 5 k$j»«, efc 

fll # » 279239^ & ft C li ft Jl ft ft ffl , & ft ffl 

**t*f-7 •/-** * 5 K«*«, i/cffi 

«!fcS*2320387-§-£ft U lifcSIREftS: Utffli 

«^-ffittu-3^roft§iitoe»nTv»«:v». c 

l»B**ft-r 4 

*ftW*fei±, :»J;Htt8i:»jSt'«ll 
iKSIJttlTofcft*. ifcr-rStt* 

4 KM ofc. 

^ft^oftfiru. TSfl-lUsU I ) 

0 



7 WIS, «Kftl-30 7^ 

$ ;f, ffcia&^liJ -SOT ->^7 * / 

R'tt«*ttl~6«>7A'*;H£, &£#2~5*>7 

(XtRM*. #*ttl~507**ju 
KX1ki~S*> 7 ££ifcl~507 

«#ftl~3«>7/i>**f- «*ttl~3«>7* 
*x*a, ^^nS, i /-|i/\o ^JKf-tSfc 



* + a- 7n 4 V 

tt*IB?\ gjfilgf (OAar ; > iP* r h£ 

xf-/uf"*i£, n-7*a fcf ;u * 
X, * V7n tf*f-*«S^fc*ffcl~30B«4 
t < l*#ttffl7***f-** s > h**'****^* 

x;Uj6, <f v7D#**>a/P;K-^&^oj&jR»2 
~40K«U L < l*»ttfl7Jto*^***A*£ 

*»l~3«>Htt4 L< li#*«7***7 ^S; 
*/:ii*;u* ;U7 5 y & % 7-bf>7 5yS, 7 



7Df;H, n-T**^, ^V7f^2, sec-7 
U#ttfll7A'*;ulS;7»j ^ 9 ') 2- 

7;U^r-^S;> h * xRy^ n-"/n 

^f+yl, <f y 7n,-K* n-7KyS, 

-0-®-R« 

7?-;u&, 8 ec-7?-^£ % t- f + )\<&%<Dfc%ft 
l - 5<o jSM 4 L < liftttffi r ;b + >vm . 7 »; 

2-7r-^S^OjR3R»2^50iga 
<> L< Ii»ttilfi7;uy h + yS, xK 

+ hl'7i^D>f;b| ; y7;| ; 
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t, < «4#tt«i 7^ 

£, xf A>A >W7 -< -J\>&y n-7a \Zfr*j\,y 4 

~ 3!0fc{k t> L < li-;>-ii>t7 * •'. /■• - ;f V < r ;;. 
; > f-)UyUl'*x.|l,g, Xf = n-7 

d tf * * ;w * x A> S , 4 v 7* d tf ^ * ^ * - 

;U*x*S ; x h ng ; i^lifflSH^.?-, 

~ 5«7 * * 4 14 
-0-©-R* (St4>R*l4, 7 h ') 7 fr* 

StSt)Sr/ft. 

±B-tt*( I )-C£fcSna*$£fJHt-&«!M4 > 
TgaR«L-^(i)(ii)X)i(iii)^^oTS!!ii1-i d 



o 

(II) (Ul) 

; ! ! 

UEKlSst*. R's R«> R J fc J: A 14 «5 ie — «: 
5fc(I ) -CSISI L fc tti*) -Of,*) . ZlifflJRI^^, 
£JRi)F.?, h'n * > x I- * 

/.:l47'D;jf*yg£*t,, ) 

y* a dx* >9*>/%o*' Wb*HtzK3iiSi; /if 
*i-f^, f h5tKD7?>, y**-TVl$ 
WX-x^»;7-fc hv. /fn»xf )H h >^<o 

* h v$;ftSM f-/K ft&xf-/ptf<ox.*7 L A<J!8 



7-fc h V >W^O«tlv8&*, tf 4 L< 14-20 ~ 
60°C> 3SlC»i L< W0~20' , C^S«tEffl-C. J£S 
<oft&T i-KiZ'Z-tt z> ztizt *) , i )r 

k u 7 u%.<r>temi&H i v e <; y mji 

?^7 5 vSfOtftSJfigWf f,*l4„ 

y^JS, > x h * ->SJ /i 14 7*0 ,-K* 

£$fc-ti:3fc(Ui)?Sfc;**.<Mb£fe*, 

onv, ';^f*^***''/K, * ;u * 5 f $ 

OSSftfirSflfc*. ft 4 L < 14 160 ~ 250°C, SU» 
4 L < l4200~260"C<OSltJEH-CRf5$^* i t 

fcii, JlK.-1ISc*;{11 )ZLV ! (III )V$Lto$tiHt 
•a-«5l4»ftW^ft-CSSUl# <b hi. 



(2) 

R'- C -CH 2 - C -NH-CH2-0-R' 

► R'-C-CH-C-NH-CHi-^J-R' 

ft (VI) 
R, "C-NH 2 R , 

(V) + ifcll ►ri^^C-NH-CH 2 hQhi> -.(ii) 

, * (VD) ° 

R'-C-ONH* ( I ) 

(±ek«s**, a. fc-ttfR'ttiaga-tejU i ) 

-f£^L/:ja») -C*4„ R'(4flK-«:S:( I )tS 
« L -7 *> . > f- i tz «4 x f- )P|S «r , R»«4 w\ 
E-«t*( I )TSItL/'- : j *>. 7A'**£. 7x 
-)VS; 7^3 *>*^*'x;Hg, T^S, 7 
>U*/W7 5 > Si /^147 >;l'7 5 J mZTFto 

l47-fef-Jl'S*-7Pt. ) 

t*^-»ci4, -IS:^:(iv )-c*<>3 ftMt^l&iiffl 

t^y-Vy. b)Uj.y, * v u >^<o55#^^-(t 
7k^)i ; yxf->Ux-xJP, r h 7 t Kn 7 7 
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li - 16 ~ 30°C o s be is ffl-estc. £ nzi 

±ge-ilS:*( v )k±s^t, Brt f 7-t?-rt>& tmt 

¥? & c (i . - ft SC ( w ) t- ?. £ n o ! j, & & i. u h 1 . 

* L < »i-10~30°CoaK®BBTRlt.5ii-4 i t 
fc *«•?§*. 

( M )i fcli ( VD ) -est) $ ti hititto > v > , 
< liO-lOO'C-cR^?** w ti:i •>-«*(! ) 



(V) + H»NCANH4 *- HS^Ar^j-NB-CHs-^B* 

(Wl) 0 (I.) 

( , ) tfx (K) , R^Vc-NH-CHrO-*' 

0 

(lb) 

UKS-toStf, R\ *> i l/'R'ii nil o£— test ( I ) 

Aiiiiifffi-tfsU i (tSSLfci fe 4 
*, R«li££fU~50 7 XCitt*» 

ffiK ( 2 ) -eft fe -as: ( v ) -e ^ *> s n * it 

xf*i-f *, f !• 7 K K i> * 4 

>%<r>3.-r »<®U*, fti L < liO-lOO'COS 

^^y, h^xv, * •> u 



< li-io-ao-'croiaaiEffl'CRfc.^H*-* ;tia 

0. -teS(i b )T$fesni^«!< f ilf.ii4. 

K*#fe*v*. 

x#jt LTfiffl-f *»i-cfflv>r(,i 

1, **^iiftf« LTftfflt *. WiSfrfflfc L-C 
fi, — <K<ojR3S<o«iffjUifi#fi'ffl ZtiZ i<oa<ffl 

Hftllft;*7 ? ^ - ;K * V - 

;U % 7 , a/<y-;i-, if-u>^»; 

o^*-tf-y ), x-r J/xf- 
jux-f-*, tnv^7IK$), ABAS 

JfSJfiCO-tf h;ux>, *vu>, y*«> |i 
t7t, > -J-;^? * Any v-ffcUHt* 



) . K 7 3 KM ( S> > * ^* *• ^ T 5 K^ 
^>;-t >) >jL*T>\>m%), - Y >) iHffl(7-t ^ - 

* >^S?SiiStt»J(7^*;i'5'>f-;u^>y^7 v 

{ i A # D ') K , 7 A» * ;P tf 'J 'J - t) A ^ D i) 
K*), T-* >&%mt£&1iU7 >l'*>\"<>* > 
V rx > ffi|R7A' 

*)*o»WettJW»*«*if felt*. :<ibo.B# 
lift, »k; ffiBffittJWii. **t-rn*BKioi: 

*4<OTIi*w»7)«, *|a»J-ClijiTl L < 111 

~90ffifi%, JlUtf t L< I110~80SS%, »S>JT 
liW i L < l*0.5~20ffifi%, J|*C»i L < 111- 
10Sfi%, ftfflriijf i L < lil-90£S%, IC 
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*&-g\ ffittjfcfr*<if * t < lil~1000ppm, 

Mt:Jft L < li5~500ppmWiftffi?5ffl-C-«ffl-r 

■f 

[(Ml) 

tfTB^t*ai, »a§. hah* itaji, 

1 ^JHS ; -fc *>'o ? > , hlf-fo«>^*, e 

**7 a r 7 5 a *>3?<0 7 a -> 



3 ; 7X*V1 a v*f 

4 #81 B ; -fx Ax, *7*4x-7fl % 7.7W 

XT';** 

5 I ^ x . "tf ~ # 

W^xgj 

~® 

I ±A 7> f^f^7 > ^ — Sfl 

ftitn i 

N-(4-t-7f > x *)-4-> f - ;i/-5-^ 

t-rf-^^> y/i'T < >0.50gio £ t>* h M x^;w 
7 ^ >0.7g* h ^x ^lOmLUtt** U *»KT* 



S^D'J K0.48g*ttTLfc. 

iffiTfcTI*. SS-ClP*W*»«:«»JA:«tt*L 
/j o U a 

»J * n^D-7f^77^ (SBBttfK : Bis 
. SSxf^//\^t^2/l)i:tlS!KL, S-lfiS© 
<Ott&® (No.l)0.60g*ft£ o 

X H-NMR (s,CDCl 3 ): 1.32 (9H, s), 2.73 (3H, s), 

4.58 (2H f s), 6.06 (1H, 
m), 7.30 (2H, d), 7.44 
(2H,d), 8.74 (1H, s) 

Httu Lt, ^-lSCtt^^^^No^e.ig^o, 

22,26,27 t&l&L tz. 

%mw 2 

N-(4-(4- h»;7^?hD>f"^7x/4r >)^< ^ 

•>'^)-4-> * A'-s-* ^* * 

v?;U)-7-t hftgj7 S K11.7g £ "/if^x-f * 



120mlUtt*U *Si:r^L, flWFKJIfcx 
A> 7 ^ 7.09g * nSj T L , 1ST 12«5 PO flttf * ft » 

TCKiL, N-(4-{4- Pj7i^D^^7x 
^ * v)^ > y d d -7 * h ft® 7 S K 

12.0g*f#£o 1.16g t *&7 x ^ u 

2.0g * * K7ml C ?g ^ L , 10 fl# M ftO ft 3S ift L /.: « 

»«:ft«xf-/w/^ + *>=i/i)-cttmL, S-l 
EK <73 <k^%/ (No.24 ) 0.23g % ft fz o 

X H — NMR U, CDCI3 ) : 2.56 (3H, s), 4.64 (2H f 
d), 6.62 (lH.m) 6.97- 
7.74(9H ( m) p 7.80 (1H, 
m) 
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[DtfUL-C, £-lE*tO<fc£&No.3~5,7~16, 
21,23,34 ^Mit L/io 
3SJltoM3 

N-(4-(4- h *) 7 *J ♦ SO** 

•>-;u)-r-b hfi^e$7 ^ Ki.05g^^>-e>5mH-r& 

d»L, ISft»f8l.33g*JD;U 1.50$ Mflttf L tz 0 K 
KR l.Og & JjQ x. * 40#ra1Jra& 

^y'JKiM7A^D7 ^77^ - (SMS ft 
:ft«x^;u/^*^>'=2/3)"CfllKL, R-1K« 
Oft* «HNo.25 ) 0.54g £ i# fz . 



X H-NMR (5,CDC1 3 ): 2.46 (3 H f s), 2.50 (3H, 

s), 4.63 (2H,d) 6.53 
(1H,8), 7.00- 7.75 (8H, 
m) 

%mm 4 

N-(4-(4- Hj7^tn^t ^* 7 x. J \ v)*^ > 
Dfr#**H K*5*tfN-(4-(4- Y*)7fr*u / 

N-(4-(4- MJ7/^P>f ^7xM v)* y 
2/AO-2-* o DSffiT S K1.54g y - * 

✓ - h0.48g fcfoU "C, 20#IBtoJ*a«L/j o - 
H**Uf£Wi?£, x-r^Tttfiai U *ft 
L, h V V A-Cttjfttfe«tt Lfc 0 fttf 

«j^/'i^^M^A^7^77^ (RMS 
8:*»xf^/A + ^>=l/2)-CW»L, S-1K 
tt*Mt£-tt (No.l7)0.54g £ftfc« JEl* > -0<t-& 
1*1 0.42g * THP 3ml K ft * U tt # T K 3 * <fc > *■ 



»U *-lEttOft*»(No.l8)0.23g«rf»fc. 
lb£$fc No.17 

l H-NMR U,CDC1 3 ): 2.51 (3H, a), 4.50 (2H,d), 
6.90- 7.76 (9H,m) 

No.18 

*H-NMR («,CDC1 3 ): 2.51 (3H,s), 2.53 (3H.9), 
4.53 (2H,d), 6.07 (IH.b), 
7.00- 7.74 (8H,m) 





No 


A 


R' 


R' 


R J 




1 


S 


Me 


H 


-C(CH 3 ) 3 


mp68-69 °C 


2 


S 


Me 


H 


-O-^y CF 3 


mp 92-96 °C 


3 


s 


Me 


Me 


-C(CH 3 ) 3 


mp64-67 °C 


4 


s 


Me 


Me 




mp 105-109 *C 


5 


s 


Me 


Me 


-0 -^J^-SMe 


mp 101-103 *C 


6 


s 


H 


Me 


-O^^CF, 


mp 159 -160 °C 


7 


s 


Me 


Et 


-o -^y- cf $ 


mp 100 -103 °C 


8 


s 


Me 


Et 




n 2 ^j° 1.5989 


9 


s 


Me 


Et 




mp 119 -120 °C 


10 


s 


Me 


Ph 


-C(CH 3 ) 3 




11 


s 


Me 


Ph 




mp 141- 142 'C 


12 


s 


Me 


COOEt 


-C(CH 3 )s 




13 


s 


Me 


COOEt 
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No 


A 


R 1 


R> 


R 3 


tote 


14 


S 


Me 


NHMe 


-C(CH 3 ) 3 


mp 195- 196 *C 


15 


S 


Me 


NHMe 




mp 181 - 182 # C 


16 


s 


Me 


NH 2 


-C(CH 3 ) 3 


mpll5-117 # C 


17 


s 


Me 


SH 






18 


s 


Me 


SMe 




n 2 ^ 0 1.5920 


19 


s 


Me 


CI 


-O-^J-CF, i 


mpll8-190*C 


20 


s 


Me 


OMe 


-0 -f\ CP, 




21 


s 


Et 


Et 


-0-<Q-CP, 


n 2 ^'° 1.5614 


22 


s 


CF 3 


Me 


-O-Q-CF, 


mp 100- 101 °C 


23 


0 


Me 


H 


-C(CH 3 )3 


mpll2-114°C 


24 


0 


Me 


H 






25 


0 


Me 


Me 




mp 121 -122 °C 


26 


0 


Me 


Et 


-o ci?3 


mp 84-86*C 


27 


0 


Me 


OMe 


-O^Q-CP 3 


mp 104 -105 *C 



g-l*. Me»i> Etli ^31, Phtt 7 x 



f US % J *3f.i*t*. 
fc-l<7>*£iyHk£1&No.3 20g», *-7U7?A#80 

*x*tt. iffi««)65gB. **7*3- 
*fffflJStt«y JHf-*8070(*SHt*tt, ffitt* )5 

t 

M*HN2 

g-l<0*«9Mk£&No.3 26R» ? ( ^ 
9 fi ) 92.66R, *9-( h » - # ^5fflJ. 4 V 7* n tf * 
r'/y K*X7x- h0.268*KfcU 9-Uffi£» 
#LT, *ttJft02%*tf*t*»»*tt*:. 

K«"IPIJ3 fLffl 

2Ul<0#£9Mk'& ! !$5No.3 20gB«r. tilti'/-)\>{ 
JIIKMfcfctt, S«S*)32.5gflisJ:0 ! >^^^^A7 5 
K32.5tlS* 6: &fflft 8ft K $)*?'*. i*iU#«J 
* * xf U > ftfffliSttffl V * * - *3005 X< % 



»ft*tt. iS^*)158B*tlDx-C, *a/£»20%<r 
**t*«.»*«*:. 

|E-l«>*«9Hk**No.3 30». xtl/>f'l 
3-*86B» V ^AC3032(3fcaHk3M±, iffifiS 

£)5gfl, > * ^#"A0.i»t*56.9»u i < 

T. *»*fl'30*t**t*7DT7'*«l*»fc. 
*U*£9Ht*tt«>K§tM*a*t. BTK 

Met*. 

K « ft v * # - ^3005 X0K n it $ tt , ffi « * )200 pp 
t4(f*r*«L. W^fiS;^jajK* f 500ppmU'i:i J: 

X5cm) tlfl-HftitLfc. Lfcft, 7*5 

Xf y 9 ii ? 7 , (a7cm)UAK, ; fttc =i + #<D3 
-^ttife £526;Bc<fe L. 25±rC«1iiSSrti:teiL 



fc. (2E«). 



S-2 



•X 100 



ftfttt No 




2 


100 


4 


100 


6 


100 


7 


100 


8 


100 


15 


100 


17 


100 


IB 


100 


19 


100 


20 


100 


24 


100 


25 


100 


26 


100 


mm. 


0 
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ii *g ff l *> a £ • c & ■o x K »J ? ft /j * £ W it & to 

200 ppm * ^tr*? ft $RU *f$!«iE#MtJS7J«500ppm 
i: i i itflRLfc, ffifi2.5cm, iS£18cm<7?# 

5 aRK i; \\L'.u>) >*<?i!j£553 Aft, 
> ? ->i frfifio/.:* -v -/-rH^*, ±811*' h ±22 

t-. (2R«) 0 

&«5B&Kflf^<7)fljJfi?>£?E*IISSU TstC 
i: i?«$$*£tfJL/.:„ -3U/T + . 

(%) = _—_ — X 100 




5-3 



ft&ttl bin 


^*J**T 3 \7vf 


o 


i An 


J 


i aa 


4 




0 


1 AA 


7 

r 


i on 


O 
O 




q 

0 


inn 


1R 


inn 




inn 


24 


inn 




1 AA 


26 


inn 


27 


100 




0 



S«fWv^.^-;l/3005X(mfli'(t^tt. ig<g£ ) 
200ppm*-£tr*-Cft!fKU tfafiEtfifiK^OOppm 
Ufc* J: ? KlfljHl./.:. S{£2.5cm, B#18cmO^ 
7 * R fSj «: 7 X * V 1 A -> <0 j£ 4 5IS t 7 X * E2fl3 

j»<<b±iaii«[o.5miS'Si* u 25 ± rcoeisgrtK 



AJcfi U/-„ (2K«) 



0.-4 



X 100 



ttSlfe No 




4 


100 


6 


100 


7 


100 


8 


90 


9 


90 


20 


80 


25 


100 


28 


100 


27 


100 




0 



J* 5*0114 * I >^y-<n!i3)& fc0BU*f1-*3stl* 

Sr. M«$']V A<tf-<>U3005X(JKfiHk3M±, Btlfe ) 
200 ppm t,*T$&JiJt#iAj!S7>«500ppmK 



-«2)S;iSSrl0al«aLT, 24fl#|B]gfiUtt(lU Jfi 

fcj**, ±£ftift'fM:50'Ntt!RLA:{fc. 25 ± l°CO 
HSSAKJftEL*:<2£«). 



■X 100 



JPK«t*«l#tt, O(£#3»!£0<&K X 
(4ff&$20 %Jil±)(03K»W^U- K-CW»f L 
fc. *S*SrS-5»:/T-f. 
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S-5 



ft£* No 






2 


100 


o 


3 


100 


X 


5 


100 


o 


7 


100 


o 


9 


1% 


X 


10 


100 


X 


IB 


100 


X 


19 


90 


X 


20 


100 


o 


23 


100 


o 


24 


100 


o 


25 


100 


o 


26 


100 


o 


27 


100 


o 




0 


X 



ifcSSA = I! <t Jft ft Jt & tt 

(M*l«) 



g i mom 

®Int.Cl. s StSUC^ JtI*)&1I#^ 

C 07 D 263/34 7624 - 4 C 

263/38 7624-4 C 

263/46 7624 -4 C 

263/48 7624-4 C 
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